This Page Is Inserted by IFW Operations 
and is not a part of the Official Record 



BEST AVAILABLE IMAGES 

Defective images within this document are accurate representations of 
the original documents submitted by the applicant. 

Defects in the images may include (but are not limited to): 

• BLACK BORDERS 

• TEXT CUT OFF AT TOP, BOTTOM OR SIDES 

• FADED TEXT 

• ILLEGIBLE TEXT 

• SKEWED/SLANTED IMAGES 

• COLORED PHOTOS 

• BLACK OR VERY BLACK AND WHITE DARK PHOTOS 

• GRAY SCALE DOCUMENTS 

IMAGES ARE BEST AVAILABLE COPY. 

As rescanning documents will not correct images, 
please do not report the images to the 
Image Problem Mailbox. 

0 



JAPANESE UNEXAMINED PATENT PUBLICATION 

(A) 



(11) Publication number : 10-011799 
(43)Date of publication of 16.01.1998 
application : 



(51) int. CI. G11B 7/24 

B41M 5/26 
C09B 47/04 
C23C 14/06 



(21) Application no. 08-158147 (71) Applicant MITSUI PETROCHEM IND LTD 

(22) Date of filing :19.06.1996 (72) Inventor YANAGIMACHI MASATOSHI 

SASAGAWA TOMOYOSHI 
HIROSE SUMIO 

(54) (Title of the Invention) Optical Recording Medium 
(57) (Abstract) 

(Means for Solution] An optical recording medium comprised of a substrate 
1 on which at least a recording layer 2 and a light reflecting layer 
3 are formed, said optical recording medium characterized in that said 
light reflecting layer is mainly comprised of silver and has an average 
crystal particle si.ze-of 200 toi^QO^,- . 

[Effects] Accordii»g.Xo.t.herpre^ftt^inven.tton. it is possible to provide 
a light recording medium having excellent recording and reproducing 
characteristics and excellent in durability. 



[ CLAIMS ) 

[Claim 1] An optical recording medium comprised of a substrate 
on which at least a recording layer and a light reflecting 
layer are formed, said optical recording medium characterized 
in that said light reflecting layer is mainly comprised of 
silver and has an average crystal particle size of 200 to 600A. 
[Claim 2] An optical recording medium as set forth in claim 
1, wherein the recording layer consists of a phthalocyanine 
dye . 

[Claim 3] An optical recording medium as set forth in claim 
1 or 2, wherein the substrate is provided with a recording 
layer, a light reflecting layer, and a protective layer in 
that order. 

[DETAILED DESCRIPTION OF THE INVENTION] 
[0001] 

[Technical Field of the Invention] The present invention 
relates to an optical recording medium, more particularly an 
optical recording medium which has a light reflecting layer. 

[0002] 

[Prior Art] In recent years, write-once or recordable compact 
disks (CD) (CD-R) meeting the specifications of compact disks 
have been proposed as optical recording media comprised of 
substrates having light reflecting layers (for example. NiWcei 
Electronics No. 465. p. 107, January 23. 1989 issue). This 
optical recording medium, as shown in FIG. 1, is comprised 
of a substrate 1 on which a recording layer 2 , a light reflecting 
layer 3, and a protective layer 4 are formed in that order. 
The recording layer of the optical recording medium is 
irradiated by a semiconductor laser or-,^the.r.,ias.er _l.ight at 
a high power. Therefore, the recording-iTay^^dejfig©^^ . 
physical or chemical change and inf -tfr-ma^n -is -r«^d^d-in 
the form of pits. By irradiating low power laser light, to the 
formed pits and detecting the reflected light, the information 



1 



of the pits can be reproduced. 

[0003] On the other hand, compact disks, laser disks, and other 
read only optical recording media being used instead of music 
records have the music information recorded beforehand on the 
surface of the substrates in the form of pits and are structured 
as substrates on which Al or Au or other light reflecting layers 
and protective layers for protecting the same are formed. This 
is the basically the same structure as a write-once or 
recordable CD except for the provision of the recording layer 
instead of the bit part of the substrate surface. A CD-R 
finished being recorded on can be played back by an ordinary 
CD player in the same way as a read only CD. 
[0004] 

(Problem(s) to be Solved by the Invention] The CD-Rs currently 
marketed are produced by successively providing a transparent 
substrate with a recording layer comprised of an organic dye. 
a light reflecting layer comprised of a metal, and a protective 
layer comprised of a UV curing resin in that order. As the 
light reflecting layer, since there is the recording layer 
with absorption at the wavelength of the laser light, normally 
the high reflectivity Au is used as the light reflecting layer. 
Gold, however, is expensive, so this is becoming a problem 
in terms of costs. On the other hand, when using silver, copper, 
or another metal which is inexpensive compared with gold, but 
has high reflectivity on a par with gold or alloys mainly 
comprised of the same as the light reflecting layer, a drop 
in reflectivity due to corrosion of the light reflecting layer 
or a change in the disk characteristics such as the error rate 
easily occur, so it was, difiiaut-to. produce durable CD-Rs. 
[0005] •Au^H--*..-- • •»•*"* 

(Means for Solving the prol^lwvwwt. invention has as- 
its object to solve the above problems in the prior art and 
provide a low cost CD-R by maintaining durability equivalent 



to that of a CD-R using high corrosion resistance gold as a 
light reflecting layer and using a reflective layer comprised 
mainly of a cheaper metal, in particular silver, as the light 
reflecting layer. 

[0006] The present inventors engaged in intensive studies to 
solve the above problem and as a result propose the present 
invention. That is. the problem is solved by the following 
aspects of the invention: 

(1) An optical recording medium comprised of a substrate on 
which at least a recording layer and a light reflecting layer 
are formed, said optical recording medium characterized in 
that said light reflecting layer is mainly comprised of silver 
and has an average crystal particle size of 200 to 600A. (2) 
an optical recording medium as set forth in (1). wherein the 
recording layer consists of a phthalocyanine dye. and (3) an 
optical recording medium as set forth in (1) or (2). wherein 
the substrate is provided with a recording layer, a light 
reflecting layer, and a protective layer in that order. 
[0007] 

[Embodiments of the Invention] The concrete configuration of 
the present invention is explained below. The optical recording 
medium of the present invention has a light reflecting layer 
on a substrate. The "optical recording medium" indicates both 
a read only optical read only medium on which information is 
recorded in advance and an optical recording medium able to 
record and reproduce information. Here, however, as a suitable 
example, the explanation is given with reference to the latter 
optical recording medium able to record and reproduce 
_~ information, in particular an optical rexor : ding^jn£d-iuni.. . 

comprised of a substrate on which a-rn^KOi^aiMimaa^m 
reflecting layer, and protective layer are-f ©wned«i»*h»ta»ri«s*- 
This optical recording medium has a four- layer structures as 
shown in FIG. 1. That is. the substrate 1 is formed with the 



recording layer 2, the light reflecting layer 3 is formed in 
close contact above it, and the protective layer 4 covers the 
light reflecting layer 3. 

[00081 The material of the substrate of the present invention 
basically need only be transparent to the wavelength of the 
recording light and reproduction light. For example, a 
polycarbonate resin, vinyl chloride resin, polymethyl 
methacrylate or other acrylic resin, polystyrene resin, epoxy 
resin, or other polymeric material or glass or another 
inorganic material is used. Such substrate materials are 
fabricated into disk shaped substrates by injection molding 
etc. Grooves may be formed in the substrate surface if needed. 
[0009] As the recording layer in the present invention, one 
containing a dye is preferable. More preferably, the dye is 
a phthalocyanine dye. In particular, a phthalocyanine dye 
having a substituent, having a metal atom at its center, and 
able to dissolve in an organic solvent is used. As this 
substituent, a nonsubstituted alkyl grou, aryl group, 
unsaturated alkyl group, alkoxyl group, aryloxy group, 
unsaturated alkoxyl group, alkylthio group, arylthio group, 
unsaturated alkylthio group, carboxyl group, carboxylic-acid 
amide group, silyl group, amino group, etc. may be mentioned. 

[0010] As more concrete examples of the aforementioned 
substituent. as an alkyl group, a methyl group, ethyl group, 
n-propyl group, n-butyl, isobutyl group, n-pentyl group, 
neopentyl group, isoamyl group, 2 -methylbutyl . n-hexyl group. 

2 - methylpentyl group, 3 -methylpentyl group. 4 -methylpentyl 
group. 2-ethylbutyl, n • heptyd^r : oup^.%methylhexyl group. 

3 - methylhexyl group. 4 -me&h^^«c^g?E«^«^^e^4wlhexyl group. 
2-ethylhexyl group. 3 • ethylpentyt»^6uPP*n--octyl group, 
2-methylheptyl group, 3 • methylheptyl group, 4 - methylheptyl 
group, 5-methylheptyl group, 2 -ethylhexyl group, 3-ethylhexyl 



group, n-nonyl group, n - decyl group . n- dodecyl group, and other 
primary alkyl groups, an isopropyl group, sec-butyl group, 
1-ethylpropyl group. 1 -methylbutyl group, 1 , 2 - dimethylpropyl 
group, 1-methylheptyl group. 1-ethylbutyl group, 
1, 3-dimethylbutyl group, 1, 2 -dimethylbutyl group, 
l-ethyl-2-methylpropyl group, 1 -methylhexyl group, 
1-ethylheptyl group, 1 - propy lbuty 1 group, 
1- isopropyl- 2 -methylpropyl group. 1 - ethyl - 2 -methylbutyl 
group, l-propyl-2-methylpropyl group, 1-methylheptyl group. 
1-ethylhexyl group, 1 - propylpenty 1 group, 1 - isopropylpentyl 
group, a 1 - isopropyl - 2 -methylbutyl group, 
1- isopropyl -3 -methylbutyl group, 1 -methyloctyl group, 
1-ethylheptyl group, l-propylhexyl group, 
l-isobutyl-3-methylbutyl group, and other secondary alkyl 
groups, a tert-butyl group, tert-hexyl group, tert-amino group, 
tert-octyl group, or other tertiary alkyl groups, a cyclohexyl 
group. 4-methylcyclohexyl group, 4 -ethylcyclohexyl group. 
4-tert-butylcyclohexyl group. 4 - (2 -ethylhexyl) cyclohexyl 
group, bornyl group, isobrunyl group, adamantane group, or 
other cycloalkyl groups etc. ; as an aryl group, a phenyl group, 
ethylphenyl group, butylphenyl group, nonylphenyl group, 
naphthyl group, butylnaphthyl group, nonylnaphthyl group, 
etc.; and as an unsaturated alkyl group, an ethylene group, 
propylene group, butylene group, hexene group, octene group, 
dodecene group, cyclohexene group, butylhexene group, etc. 
may be mentioned. 

[0011] Moreover, these alkyl groups, aryl groups, and 

unsaturated alkyl groups may be substituted by a hydroxyl group. 

halogen group, etc . or may be substituted by the aforementioned 
«Sfeps^s»^«*yl groups and aryl groups through atomss&iyto&tspmwmimwv* ifPWI» 
««a*sm>t>-*SKM*»«.*vVfvz. and nitrogen. As an alkyl group or ari^a^i^p^^^ 

substituted through oxygen, a methoxymethyl group. 

methoxyethyl group, ethoxymethyl group, ethoxyethyl group. 



butoxyethyl group, ethoxyethoxyethyl group, phenoxyethyl 
group, methoxypropyl group, ethoxypropyl group, methoxyphenyl 
group, butoxyphenyl group, polyoxyethylene group, 
polyoxyethylene group, polyoxypropylene group, etc.; as an 
alkyl group or an aryl group substituted through sulfur, a 
methylthioethyl group, ethylthioethyl group, ethylthiopropyl 
group, phenylthioethyl group, methylthiophenyl group, 
butyl thiophenyl group, etc.; and as an alkyl group or an aryl 
group substituted through nitrogen, a dime thylaminoe thyl group, 
diethylaminoethyl group, diethylaminopropyl group, 
dimethylaminophenyl group, dibutylaminophenyl group , etc. may 
be mentioned. On the other hand, as a central metal of a 
phthalocyanine dye. a divalent metal is desirable. 
Specifically, Ca. Mg, Zn. Cu. Ni, Pd, Fe, Pb, Co, Pt. Cd. Ru. 
etc. may be mentioned. Moreover, it may be a metallic oxide 
such as a vanadyl group (VO) . 

(00121 Moreover, the above-mentioned phthalocyanine dye may 
in accordance with need be comprised of two or more types of 
phthalocyanine dyes mixed together and may include a light 
absorbent, combustion improver, quencher. UV absorbent, 
adhesive, resin binder, or other additive mixed in or as a 
substituent. 

[00131 The light absorbent spoken of here has absorption at 
the wavelength of the recording light and raises the 
sensitivity of a phthalocyanine dye film. An organic dye is 
desirable. For example, a naphthalocyanine dye, porphyrin dye. 
azo dye, pentamethine cyanine dye. squarylium dye, pyrylium 
dye. thiopyrylium dye, azulenium dye. naphthoquinone dye. 
anthraquinone dye, indophenol dye.^riphenylmethane dye. 
xanthene dye. indanthrene dyeims^^^i^^^^^^^^ 0 ^- dve • 
merocyanine dye. thiazine dye, acr*d«w3*Sy*, oxa*4ne>dye-, etc. 
are often used. Among these, a naphthalocyanine dye is 
particularly preferable from the standpoint of the absorbed 
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wavelength area. These dyes may further be used mixed together. 

(0014] As examples of a combustion improver, a metal -based 
anti knocking agent tetraethyl lead, tetramethyl lead, and 
other lead compounds, cymantrene (Mn 3 (C S H 5 ) (CO) ,) and other 
Mn compounds, the metallocene compound iron 
bis(cyclopentadienyl) complex (ferrocene) and Ti, V. Mn. Cr. 
Co. Ni, Mo. Ru. Rh. Zr. Lu. Ta. W, Os , Ir. Sc. Y, and other 
bis(cyclopentadienyl) metal complexes can be mentioned. Among 
these, ferrocene, rutenocene. osmocene. nickelocene. 
titanocene and their derivatives have a good combustion 
improving effect. As iron metallic compounds, besides 
metallocene, iron formate, iron oxalate, iron laurate. iron 
naphthenate, iron stearate. iron butyrate. and other organic 
acid iron compounds, acetylacetonate iron complex, 
phenanthroline iron complex, bispyridine iron complex, 
ethylenediamine iron complex, ethylenediaminetetraacetic acid 
iron complex, diethylenetriamine iron complex, 
diethyleneglycol methyl ether iron complex, diphosphino iron 
complex, dimethylglyoxylate iron complex, and other chelate 
iron complexes, a carbonyl iron complex, cyano iron complex, 
ammine iron complex, or other iron complex, ferric and ferrous 
chloride, ferric and ferrous bromide, and other halogenated 
iron or iron nitrate, iron sulfate, and other inorganic iron 
salts or iron oxide etc. may be mentioned. The iron metallic 
compounds used here is preferably one which can dissolve in 
an organic solvent and is excellent in humidity and heat 
resistance and light resistance. In particular, an 

acetylacetonate iron complex, iron-carbonyl complex_-e.be. are 

3<*ifa!^*^ preferable in the point of enabling gqc 

,r .i»»v.:»*w - if- needed, the above-mentioned combustion improver . may: .ha-ve 
a substituent introduced, may be mixed, or may include a binder 
or other additive. 



[0015] These dyes are formed into a film on the substrate by 
spin coating, casting, sputtering, chemical vapor deposition, 
vacuum deposition, etc. In the present invention, in order 
to form the dye film in a specific shape at the pit section 
and the groove section, spin coating is most suitable. 
[0016] in spin coating, a coating solution in which the dye 
is dissolved or dispersed is used. At this time, the solvent 
is preferably selected from ones not damaging the substrate. 
For example, n-hexane. n-octane, isooctane. or another 
aliphatic hydrocarbon solvent, cyclohexane, methylcyclohexane . 
ethylcyclohexane. propylcyclohexane. dimethylcyclohexane. 
diethylcyclohexane, or another cyclic-hydrocarbon solvent, 
benzene, toluene, xylene, ethylbenzene , or another aromatic 
hydrocarbon solvent, chloroform, carbon tetrachloride, 
dichloromethane. 2. 2. 3. 3-tetraf luoro-l-propanol. or another 
halogenated hydrocarbon solvent, methanol, ethanol. 
1-propanol. 2-propanol, diacetone alcohol, or another alcohol 
solvent, dioxane. tetrahydrof uran. diethyl ether, dibutyl 
ether, diisopropyl ether, or another ether solvent, methyl 
cellosolve, ethyl cellosolve, or another cellosolve solvent, 
acetone, methyl isobutyl ketone, ethyl acetate, or another 
ketone solvent, ethyl acetate, methyl acetate, butyl acetate, 
or anbother ester solvent, etc . may be mentioned . These organic 
solvents may be used alone or in mixtures or two or more types. 
[0017] In formation of a phthalocyanine dye film, among the 
above-mentioned coating solvents, it is possible to use 
n-octane. ethylcyclohexane. dimethylcyclohexane. or another 
organic solvent having a boiling point of about 120 to 140*C 
alone or one of these- plus dioxane, xylene, toluene, 
propylcyclohexane. etc. mixed in a..^s^mefc®a t i«*.-o t~&toaptee&x± 

to 10% . ' *"' J '' 

[0018] As the preferable coating conditions, for example, the 
dye solution is coated under an environment of a temperature 



of 24'C+rc at an initial low speed (100 to 1000 rpm) for 1 
to 10 seconds, then immediately dried under the same 
environment at a high speed (2000 to 5000 rpm) for 10 to 60 
seconds, whereby a uniform dye film can be formed. Moreover, 
in accordance with need, it is possible to form not just one 
recording layer, but a plurality of layers of dyes. The 
thickness of the recording layer is about 10 to 200 nm. 
[0019] Next, a light reflecting layer is formed on the recording 
layer. In the present invention, it is desirable to use a metal 
film mainly comprised of silver as the light reflecting layer 
and make the average crystal particle size of the silver 200 
to 600A, preferably 300 to 500A. The particle size can be 
measured with a transmission electron microscope (TEM) etc. 
[0020] When the crystal particle size of the silver reflecting 
layer is smaller than 200A, the reflectivity becomes lower 
and reproduction sometimes becomes impossible. Moreover, when 
the crystal particle size is larger than 600A, when performing 
an 80 'C 85%RH humidity and heat resistance test, large numbers 
of defects occur due to agglomeration of the silver etc. In 
the worst case, reproduction becomes impossible. As the 
thickness of the silver reflecting layer, one in the range 
of 700 to 1500A, preferably 800 to 1200A, is preferable. 
[0021] As the method of forming the reflecting layer, for 
example, the methods of forming a thin film by sputtering, 
chemical vapor deposition, vacuum deposition, ion plating, 
etc. may be mentioned. Among these, sputtering is the technique 
used most often. The crystal particle size of the silver 
reflecting layer can be controlled by suitably setting the 
amount of addition of impurities in the silver or the 
wtmMBsamrt^ne^ film forming conditions. ^-^aimamtps^osassssA 
!**ft&<*2 2ty**PiT5*±mpte-&t i e s , it is possible to add metals select ed^asSW^. 1 ^ 
from the group comprised of indium, rhodium, palladium, 
platinum, titanium, molybdenum, tantalum, zirconium, vanadium, 
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tungsten, copper, zinc, and nickel alone or in mixtures. As 
the amount added, if too large, the crystal particle size will 
become smaller, but the reflectivity will end up falling, so 
about 0.1 to 5atm% is suitable. Note that as the sputter power 
is made larger or the gas pressure is made lower, there is 
a tendency for the crystal particle size to become smaller, 
so it is possible to easily determine the suitable sputter 
power or gas pressure experimentally. 

[0023) Moreover, in order to raise the reflectivity or to 
improve the adhesion, a reflection amplifying layer, adhesive 
layer, or other intermediate layer may be provided between 
the recording layer and reflecting layer. As the material used 
for the intermediate layer, one having a large refractive index 
at the wavelength of the reproduction light is desirable. For 
example, as an inorganic material, there are Si 3 N 4 , AlN. ZnS. 
a ZnS and Si0 2 mixture, Si0 2 , Ti0 2 , Ce0 2 , Al 2 0 3 , V 2 O s , ZnSe, Sb 2 S 3 . 
etc. These materials may be used alone or mixed together. On 
the other hand, as an organic material, a cyanine dye, 
phthalocyanine dye, naphthalocyanine dye, porphyrin dye. azo 
dye, squarylium dye. pyryliumdye, thiopyrylium dye, azulenium 
dye, naphthoquinone dye, anthraquinone dye. indophenol dye. 
triphenylmethane dye, xanthene dye, indanthrene dye, indigo 
dye, thioindigo dye. merocyanine dye, thiazine dye. acridine 
dye, oxazine dye, or other dye or polystyrene, polyvinyl 
acetate, polycarbonate, polyethylene, polypropylene, 
polyacrylic ester, polymethacrylic acid ester, 
styrene-acrylonitrile copolymer, polyvinyl alcohol, polyvinyl 
acetal, polyvinyl butyral. polyvinyl formal, polyvinyl 
pyrrolidone, poly p-hydroxystyrene, and other polymeric 
-.-ar---.- ,-, :v-:-r:;^>-v materials may be mentioned. ' s «ra«a*«wraH«Bnaa«w«W«- »* 

tyw>*»cx-iwc-*ww*0««4 ) Furthermore, the reflecting layer may havea pcot^^«^a«i«*>- 
layer formed on it. The material of the protective layer is 
not particularly limited so long as the layer protects the 
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reflecting layer from external force. As an organic substance, 
a thermoplastic resin, thermosetting resin, UV curing resin, 
etc. can be mentioned. A UV curing resin is desirable. On the 
other hand, as an inorganic substance. Si0 2 , SiN 4 . MgF 2 . Sn0 2 
etc. can be mentioned. Note that it is also possible to form 
this by dissolving a thermoplastic resin, thermosetting resin, 
etc. in a suitable solvent, coating the coating solution, and 
drying it. With a UV curing resin, the layer can be formed 
by coating the resin as it is or dissolving it in a suitable 
solvent to prepare a coating solution and coating the coating 
solution, then irradiating UV light to cure the resin. As the 
UV curing resin, for example, urethane acrylate. epoxy acrylate. 
polyester acrylate. or another acrylate resin can be used. 
These materials may be used alone or mixed together. There 
is nothing stopping forming not just one layer, but multiple 
layers . 

(0025] As the method of forming the protective layer, in the 
same way as the recording layer, spin coating, casting, or 
other coating method or sputtering, chemical vapor deposition, 
or other method may be used. Among these, spin coating is 
preferable. The thickness of the protective layer is about 
1 to 15 urn. 
[0026] 

(Mode of Operation] According to the present invention, by 
controlling the crystal particle size of the silver reflecting 
layer to a range of 200 to 600A, an optical recording medium 
excellent in durability and excellent in recording/reproducing 
characteristics is provided. 
(0027] 

(Examples:]^Below>-examples of the present invention will be 
shown, but the present invention is not limited to these. 
(Example 1] 0.25 g of phthalocyanine dye shown in the following 
formula (1) (Formula 1) was dissolved in 10 ml of a coating 
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solution comprised of ethylcyclohexane plus 3% o-xylene to 
prepare a dye solution. The substrate used was a disk made 
of a polycarbonate resin, having a continuous guide groove, 
and having a diameter of 120 mm and a thickness of 1.2 mm. 
The substrate was spin coated with the dye solution by a speed 
of 1500 rpm and dried at 70"C for 2 hours to form a 100 nm 
recording layer. 

[0028] This recording layer then was formed on it with a silver 
reflecting layer of a thickness of 1000A by DC magnetron 
sputtering using a Balzers sputtering apparatus. The 
sputtering conditions at this time were set as 5kw sputtering 
power and 5 mTorr sputter gas pressure. When observing the 
crystallized state of the silver reflecting layer at this time 
using a transmission electron microscope (TEM) , the crystal 
particle sizes were distributed over a range of 200 to 600A 
and the average crystal particle size was 510A. 
[0029] Furthermore, the reflecting layer was spin coated with 
the UV curing resin SD-17 (made by Dainippon Ink and Chemicals) . 
then irradiated with UV rays to form a protective layer of 
a thickness of 6 ym. The thus prepared sample was recorded 
with an EFM signal using a commercially available CD writer 
(Philips CDD521) . After recording, the error ate was measured 
using a Pulstec Industrial optical disk evaluation apparatus 
DDU-1000 and Kenwood CD decoder made (DR-3553). 
[0030] This sampel was subjected to a 80'C 85%RH humidity and 
heat test using a program thermohygrostat ( HI FLEX - FX220 0 made 
by ETAC) and the error rates (BLER) after 500. 1000. and 2000 
hours were measured. 
[0031] 

(Formula 1] . ^.t.:-;.: 
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[0032] (Comparative Example 1] Except for changing the sputter 
power to 0.5 kw. the same procedure was followed as in Example 
1 to produce an optical recording medium. When observing the 
silver reflecting layer at this time by a TEM, the crystal 
particle sizes were distributed in a range of 700 to 1000A 
and the average crystal particle size was 920A. This medium 
was recorded with an EFM signal using a commercial CD writer 
in the same way as in Example 1 to measure the error rate. 
Moreover, an 80 *C 85%RH humidity and heat resistance test was 
performed in the same way as in Example 1. 
[0033] [Example 2] Except for using silver which contains 3 
atm% of indium as an impurity, the same procedure was used 
as in Example 1 to produce an optical recording medium. When 
the silver reflecting layer at this time was observed by a 
TEM. the crystal particle sizes were distributed over a range 
of 100 to 500A and the average crystal particle size was 390A. 
This medium was recorded with an EFM signal using a commercial 
CD writer in the same way as in Example 1 to measure the error 
rate. Moreover, an 80*C 85%RH humidity and heat resistance 
test was performed in the same way as in Example 1. 
[0034] [Comparative Example 2] Except for making the sputter 
power 1 kW and the thickness of the silver reflecting layer 
2000A, the same procedure was followed as in Example 1 to 
produce an optical recording medium. When observing the silver 
reflecting layer at this time by a TEM. the crystal particle 
sizes were distributed in a range of 1200 to 1600A and the 
average crystal particle size was 1460A. This medium was 
recorded with an EFM signal using a commercial CD writer in 
the same way as in Example 1 to measure the error rate. Moreover. 
^-^Sm»'¥iiM^and heat resistance test was performed 
in : the-same WaV*aV-in> Example 1. The results are summarized 
in Table 1. 
[0035] 
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[Table 1] 





Average 
crys tal 
particle 
size 


80'C 85% RH humidity and heat 
resistance test BLER (c/s) 


0 hr 


500 hrs 


1000 
hrs 


2000 
hrs 


Ex. 1 


510A 


<5 


<5 


<5 


<5 


Comp. Ex. 1 


920A 


<5 


480 


1370 


7450 


Ex. 2 


390A 


<5 


<5 


<5 


<5 


Comp. Ex. 2 


1460A 


<5 


990 


4530 


7450 



[0036] 

[Effect of the Invention] According to the present invention, 
by making the average crystal particle size of the silver 
reflecting layer within the range of 200 to 600A, it is possible 
to provide an optical recording medium which has excellent 
durability and good recording/ reproducing characteristics. 
[BRIEF DESCRIPTION OF THE DRAWINGS] 

[FIG. 1] Cross-sectional view of the layer configuration of 
an optical recording medium 
[Description of Notations] 

1 Substrate 

2 Recording layer 

3 Light reflecting layer 

4 Protective layer 
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»Sill»«Sm«KSfBJBI1190S«! =# 










(54) law©***] 









(57) IH^I 

dtfiss^idctffcu A<o*w¥*D£Hti&» f 2 o o~ 

6 0 0 AT'fe4CtS«tat-r5jtiBSii!fif*„ 

sattit « *r t * 3tfe««i* 4 Ufa t * i t if*m t u 

4„ 




(2) 



0-1 17 9 9 



ltS*>i i 1 M±i:*ft < £ fcElt/iat/ftJxft® 

jMftH. />O*0¥»*SBfi»A f 2 0 0 - 6 0 0 
A T * * C k * T * ftEtttttto 

l is* « 2 ] lesii * 7 * a •> 7 - > a* «* » j * « a 

lll*H 3 ] MLtcEM. ftfiWBXiflSBIIfl 
BiclSW 6 tifciwa 1 * fc ii 2 E«G>#EfMM*. 

[£ti*>ita&Bti] 

[0 0 0 1 ] 

ftEUJI € WT 5 jfcEJJKttlCKlT * . 
[0 0 0 2 ] 

[ttSOttff] *tt±K#EMBt*T**Ef« 
«ttfcl/T3>/t* hr<r29 (WT* CD tBSt) ffl 
tt«*fcUfcBE*fcttES*Jffi*CD (CD-R) 
JI*«ftlTl»« WUtf, hQ-?* No.46 

5, P. 107, 1989*1 E23B^] . iW*E8«f*ttB 1 
C«T*5C *«1±CEII«2, *KM13. ft IS 
14 * £0J8U:ReSii*t>0)T**. w^*E8K<* 
©EttJII-*ilH*i'-1f-»W^-*-**>t /,,7 " T 
■Mt * o * - TBfl«#lfca»* « ^ttft*«*fc * 
ECU f y h«>»T«B€Ei*f*. M?tv/:f-v 

[0 0 0 3] -JS, *BSUD-KUfW«TWB 

•OH^WHftEBttttBSffiSiBi^****!!*^ 
b'v K7)ff2T'E82f txTfc»K *<D&tt±KA I *Au 
«0)*5HB k * n * SBT * JI « »JS U fc Mac 

ESfi * K W T ^ ft tei W tt 16E * « Ettplffi £ C D k 
8*WUttlSttHi;T&«. E«d tlfcttOC D-R 
tt, B±3|»OCDtBttlca««)CDyu— V-TH 

£o|liET**. 
[0 0 0 4 ] 

CD-RU, »«, i8Wft*«±K*«fe»****E 
01. 4B*&***KttB, B*HMft«Bfr&«r* 
ABB* C0)JBUtt)Bt*iki-J: , ^M*ti*. 
WHkl/Xtt. u-lf-fttOKftTifflOWftftEaJB^ 
GfcTSfcrti::. ftKMBfc LTSSMSflAu 

il<rc&<b ^42 tcB^Hflte n c d - r o>ft « 



[ 0 0 0 5 ] 

IBB*«»T*fc»0*«] _tEHB£* 
MiAtt**Tft*tftKMBfc LTMLfc 
CD-RkHti0>ilHAtl*«»l>. <£ k JSffl&fr£^ « 
KCU $ ±*» fc L fc *HMS * T * C t 1:1 * iJ • 5 
BftCD-R tffl*T«Cfc ^IS^tio 

[ 0 0 0 6 ] *XW**<*. ±E»H«Ki*T'<<«l: 

( i ) Stfi±U'>fc < k t>EttBSi/*KMB«l$* 

^tU ^MlSftfiS^ 2 00-600AT66ukt 
K«kT*ftEfMM*. (2) Ef*Ba f 7*ay7- 
>&mii)K* (1) E»a>3fcE»tt1*. (3) Sffi 
±KEttB. *fi«Batf«BB«)B«-tt« &nfc 

(D (2) Ett«3feEa«#*eA*. 

[ 0 0 0 7] 

icttWT*. **WW*E»«*tt*tB±U*S«B€ 
^Tfto #E»Kf*fctt*tt«B*Ett*nTi**W£ 

wfflo) jtnaws a»» «« $ es u t is±t * z t 

<&TS*#E8«ti^S5fi**Tt>0>Tfc*o II U - 
£TUBHfcl,Ta*©«««E»l/TW£fl>Tt** 
EBB*. «C»«±CE»B. ttfiMBSlflSBB* 

EfM#»B1 lc*TJ:?tt4l«jl**l/Tt»*, 60 
*B1±CEHB2« f »««tiT4sU. **>±KB 
ft 0T*£**1 3 J/BW 6 tiTfc »J , d*lC*0>±.C« 

[ 0 0 0 8] *BWO)»«WttBfctTtt, 

E»*ai/B±*a)atftTawTftntfj:^. 
#u*-#*-hiib. B<ttf=^«B- 

^B»>^JW«OP^y^ttB. ?KU^*U>BB, i# 

ni e at, «>BBtin » wu*»artn= «t u rbkcc 
T^ckt*fto 

[ 0 0 0 9 ] **Mi:*3WftES*Hk ITU, fe»*t 
7->feBT*u, «icB»»**l/. +*bi:*BB* 
(OT'&i, C(0B»SkLTU, *l^is^. KB. 3 

[0 0 1 0] ffiEI»S^J:»ifi»WOM«k LT«. 7 



( 



(3) 
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n-?*l\>&\ -fV7>JU*. n-'*>*Mi. * 

-'N^yJUS. 2-*9* A <>9*&, 3 - > 5-^^> 
^ug, 4->*^>*JW*. 2-x*ju7>^S. 

2-> *^A*->;ug, 3-**^ 
*y;u*. $-*9H'**yn> 
§. 2-if ju^*y;ug. 3-x*;i^>*;ug, n 
2-*9J^79*&. i-*9fr*'f 

*;u*. 4 ->*^7'*^&. 5->^^^7'^-^ 
g v 3-X^JU^\^y;uS. n 

;u*;ug, <v7'at^uS, iec-?^i. i-x 
^;uynt'^5, 1 -*9*79fr&* 1, 2-2*9 
;uyat;^S* i ->^^^7 p ^;uS, i-x*;u7> 
jug, 1, 3-y>^^7>;u5. l, 2— 2*9*7 
9)i&. i -x^ju-2->^^7 , akVi/g, 
;u/s*y^g, i-x^i^^S, i-7ak'JU7 

-X*;U-2->*^7>^g. l-7 r at'^-2-j« 
i->^ju^7>^S. i-x*;u^ 

l -x^;u^7 r f^5, i-rnt'^v 
n^g, 1 — f 77>^-3->^^MS^iei7 
JU*JUg, ter t-7fJ^, ten-^^ 

ier t-?;/5, ierl-«HW»S 
fR7^*^S, y?P^*yJUS. A-*9* 9 s1w > * 
*yJUg, 4-Xf^*>^a^^v^8. 4-terl 
-7"^;uy^P^*y^S. 4- (2-x^-^^^y 
AO y^a^y^g, tfOux^g. -fv7>-^S, 
7 7 ^>?>gtffly?P7;u*<M'Sif/> f . 7'J-^S 

fcLTU, 7i-^5, If^7i-^S, 7^7i 
x;ug, ;^7ii^8, +-?9J\>&* 19W19 
;ug, ;-^7fi^, *IMQ7;u*^» 
fcUTlJ, 7*Pfc:"u>g, 7*u>g> a, 

**>g, *?x>g, Kt*>S, ->^a^t> 

g, 7>^^4-b>s^^if t) n*o 
ift$nr^j:<, b»l a*, assos*^^ 

LT85l57JU4^g, 7U-^»TB»*nTfcAt 



U **;t**x*;ug. x*;u?*xf-;tg. x^;u^ 
^7nt'^i. 7ixju*-*xf-vug, ^^^^7i 
x;ug. 7>Jif^7i-^S§^ g££^LTlfc 
$ UT i** 7^*^**7 U -JUgi: UTUy>^;u7 

yypt^g, y^^7;^7ii^i, y7>^7 
= y7i-^§3?Z> < *tft>ft* 0 7?Q>7-> 

tfjUltt, Ca. Mg, Zn, Cu, N i, Pd.Fe. 
Pb. Co. Pt, Cd. R uiftfW 6tiSo 5*. 

[0 0 12] Sfc, ±iB7$Dy7->fe£l**£Kfc 
UT, 2*iSWi:07$Py7X>feS§£>S£l,Tffl^ 

W&Vs 7*Pv7X>fe£K(&gKfc§i&art:0<0 

$>*>y7->£fel. ^^7'J V)afe^ tru 

fe3R. t7h*>'>$61. 7> h?*y>*fe*. -f 
>K7xy-iU*fe». H;7ix;u>*>SfeSK * 

**<>y:*£feSL >Pv7->Sfe^ *7v 
7?'Jy>£fe£, **-tfy 
J: <fli»6nTi»«l/, 4 J T' : bt7^Pv7->^fe 

[ooi 4] mkfemmmtLTit. &m%T>9s 

y * > ?~#)T' & -2) E9 X * JUS , (29 * * MS 4* if Oft&H 
tHj^'>7>h U> (Mn (C5 H5 ) (C O) 3 > * 
i?OMnJMt*», >^Pi!Mt*ttT**ttfc: 
Xy ?P^>? yXx;u|S<* (7iP-b>) €: U «> ^ 
Ti, V.Mn, C r , Co, N i, Mo, R u, R 
h, Z r , Lu, T a, W, Os. I r . S c . Y «f £ 
<7)t^y^P^>^yx-;u±Sii1**^i/bn5>e + 
T't>7iPt>, ^r^t>, -v'rnii 

*-B», vaOBtt. 5*>y^B»- t7T>B8, ^ 



y > 5- it5 , X h 4 y I 7 m^ivf^^ 

h^yX h^ryXf-yuS. 7 I A*>X*itft. > h^r 
•>yotit*- Ih^v7'Pt^S. > h^y7ix^ 
7h^y7xXJiS, ^'j^>i^u>S. *V 
^4vifU>l. ^'jnv7*pei/>M^ tt* 



^^>^XiWv>^^ if u>y7 

- MMS*. ^jiu^r;uJMS1*. y7y««*. 7>^ 
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R-f*ft fig&ft. KB» 

ftE<0**f*tSffl, ?*Ktt. &lb»ft£tfW*ft 

tt A » ft » JRtt *Tfi b ft * fc i * 7 & ? IC « S L o 0 

(ooi 5] :tif>^i^t'>3- Hi***;* h 
2« * * / < y 2 ifc*Mb¥K 8 & . R2»»i*« 
!Cj:?T81iLtu:tfHaft*o **WlCUi»T, fcf? h 

[0 0 16] H£KM*Tttfe£*;Sft*£5 

I*«BMb*£SS8ttL vCm^ltx >**->?n^ 
x^*:>?Q^**tf>. 7'Pt>*>^a^t 

*0)«ttlMb***S«. *>*>. M>x>. *->u 
X i^-;u/<>-t!>»a)gStt»ib***»«- ? na 
**A. BStgftKX, v'^P^a 2, 2. 3, 3 

-rh77PP-i -~fm*j -juV0)/\a4 r >1bttft 
4c»*S81K« x*y-*. i-7a#ty- 

*. 2 — ya/ty-iu, v7th>7i^-J^f)7^ 

7h7tFP77A yi 

x*lf<0X-^*Sig«, ^HtD'Ml x*** 
□ 7*:/i?<0*PV*7*»«L 7*h>, >WV 
7>** h>«0)4r h>**£. Bii^^ 

^ n & w%««aii*aT * , * * 2 «siw±ss 

[0 0 17] 7*Pv7->£fe^fliflJiMK*H*T 

P /\^-^> % •/^f-JUy^P'^*-* 2 
0-14 O'CIIS^ttiSatWttTffl^/cW. 

v^a^^^»i-t^rait$T0. 1-1 oxnjsa 

^JWiSWSS^"" [001 8 ] B * U *a*fctt t T tt . fll A tf . S£ 

r^s£*sw^ 4 *e± 1 'coiiaTTSffli^aiislfe (loo-io 

IS^WJSW^.'iOO r pm) T 1 — 1 0#Hfe*SS*&*l'fctt- ^ 
^Hgia«TBaiie (2000-5000rpm) T 
10-6 0«?BIKJgr4ki9-<ffeSI»« f »fiE7**o 
f ^ . B U T HUB \X\Btz W T ft < aawfe* 

ft*5J* 1 0- 2 0 0 nmllfiTA*. 



[001 9] ai:E»ia)±i;*fiWlI*JBiST* c * 

ffli^. t^tnxw^mi&mitt 2 0 0 - 6 0 0 a . 
tit u< u 3 0 0- 5 0 0 akt*;: tifVf $ u* 0 c 
<otaau. aass^awa a em) ^tki^ 

[ 0 0 2 0] «KMB<»*Sa»&tf 2 0 0 AJ:»J'h*t* 
5«$« f ft<ft»K W±TKi:ft*Cttfft*o 

* ea«a^6 0 0 Actu*s sores 

% R H0)HS8M5fettll * o *: 4* • «*>«* ft t' IC J: 

tfa* 0 tRKWB^HWt^TU. 7 0 0 - 1 5 0 0 
A. »S U<U 8 0 0- 1 2 0 0 A0)le@F*9i:fcftifff 
a?&*o 

[ 0 0 2 1 ] SWJB*»«T4*afc ITU, 1H*U\ 
T t> y 9 x ) ft J: < ffli* 6 ft Ti** #S 

[ 0 0 2 2 ] 3pttttfc LTtt. -f O y^i*, 

;uDxOi*. /<^v^A, ?>?'Zt>* m. *». - 

-y*ju«»&aifft**JBtJM***t»ttaaa*i/Ta 
aeaii'h? < ft swswist ut ?<o?, 

^b b b?MU'J^ <ft5«iaj^ft*^Taa<c^/<7 

[0 0 2 3] fi«S*K»*^»^Sltt*^< 
^fO)+HB€liW*ilfctT«*. ^ra1B^ffii>6fti 

L^o MA If. ftflWRb LTtt. S i 3 N 4 . A I 
N , ZnS, ZnStS i 02 S i O2 . T 

i 02 . Ce02 . A I 2 O3 , V2 O5 . Z n S e. 
Sb 2 Si ift^0)«fl€*»T**^tt 
a»aSUTffli»Tt)J:^. ««HtLTtt, 

•J ' J 0 S ft?B^EB^^«5Ba^^ 

s5^y>Sfe^. -f >K7 jy-it»fe*. h»;7i 

7Z>Sfel, ^7 7 ->'>^fe^. T^'Jy>SfeS. ^ 

* ^ •>* >*fe5K ft t' wfe* u * * u > , # »j eras f 
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# 'j / * ? t K a * v a * u > * KOSfl* ftStt aWf 
[ 0 0 2 4] *5>i:. KH»<D±tC«HH*»ttStt* 

Slit* fc<DT*ni«st:KS:L£i\> ffl^t 

14. »5Jfitt«B. SMMtttttlffi, UVmtttWM* 
*lf5ifc^T*4 0 U VfljftttWBM?* U* 0 - 

jSftHDMfcLTii- Si0 2 , S i N 4 , Mg 
F 2 . S n02 S?tf¥lft>n*. ft*. ttRlBttWB, 
|»B<h14«BtttMiaa«rSSailc»IBtTSi**§B* 

uvmttt«Bki/Ttt, ^^>?^yi/- 

K X****>7? ij U- K <JfJI^fA7^iU-h 
ftEGT^yu- HUBtfflt^CfcJ^Tift, ^tit) 

1 0 0 2 5 ] fiSs»(Offja<0^t LTW. IS»® ^ 
[ 0 0 2 6 ] 

[ftffi] **WlCJ:tilf, fg/x#/Ift£a B Btt£* 2 0 0 
~6 0 0 A^raH^C^Wt^C tCJr»K HAltfl* 
tifc, l*t>En • B4fittWA»<f ftE»B1*€ «« 

[ 0 0 2 7 ] 

[*«« n te* ( 1 ) Hti ) ic*£h*7*o-> 
>§^^ihsu/co #«ja-**-.MiiB8Ta 

ttL/c3Erti»«^r*fiS1 20mm^SJl. 2m 

l£Si 1 5 0 0 f p mT'7t'>3- h U 7 0t28#ffl& 
£UT. EttU 0 0 nm* tefliLfco 
( 0 0 2 8 ] C0)iett«O±lC/Ou¥-^ttH^'*7 ^ 

0* 1 0 0 0 A<0«5«g* JfcdcLfco 



Tor rlCBtUfc. C<0fcgW«fiMH<OiSfi*B« 

aass!tt*5iia» a em) tspTB8L/:t:e>. 

l3AttS/f 2 0 0 - 6 0 0 A<OESIrti:»ffiLTI>»K 
¥mSla«&tt, 5 1 OATfto/ce 
[ 0 0 2 9 ] $ £> lc«MJ|<0±lcK«B«<tttJfi SD- 

1 7 (*B*<>*^t#X3l§i , ) €^f>D-hLfc 

9 LTft§4L£^>7^£ffiPJ5^C D?-f £ - (7 < U 
v^ttBCDD 5 2 1) Sffli*T. EFMit^*ESJ 
U/co ESI». M>77 7^I*HI*r^^fff8i 
00U- 1 0 0 0Sl/KENWOOO8CDf3-y- 
(DR- 3 5 5 3 ) «SpT, l7-££-;PJJSLfco 
[ 0 0 3 0] COIfW^fc 7 7 415*31138' (E 
TACI3HIFLEX-FX220 0) £fflt>T. 8 0 
t 8 5XRHH«ttttKtt*fii\ 5 0 0 . 1 0 0 0 . 

2 oooB»ra»raawi7-« (b le r> tatu 

[ 0 0 3 1 ] 

Hti] 




[ 0 0 3 2 ] (tttt«1) BB«1C*t»T, 
*S7}*0. 5 kWlzaiiitJa^liBaiCLT*E« 
«f**ft«tfc. CCOfc SCOffiKMB* T EMIUVH 
gt/;t:^. £a B att£0 f 7 0 0 - 1 0 0 0 AOKBrt 
ICfl^U ¥tt*Sa B att&li> 9 2 0 AT*o/:. 

ef misuses u j.v-mimzitzo s» 

Ml fc rattle LT 8 ore SXRHMBttttKBtfr? 

[ 0 0 3 3 ] [X«B2) SKfHl ICJsnT, 3a tm 

WW tt I5]«t: L T ft EttKI* € ft« U C (0 1 £ WiS 
.^SHHWBK^E MlCfJtfJllS U/;t:^), tsAttfifl' 1 0 
^O^SS^ 3 9 

C 0?^ *-*E^TE FMtKtEttU X7-*i£ 
WSLfc. StBMl fcntti: LT 8 Ot 8 5%R 
HBaMWiHBSffofc. 

[ 0 0 3 4] (itM«2) i:fci*T. ^/^ > ^ 

USA* i kw, ifiSMfiflttS* 2 oo 0At:r*:t 



(6) 
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JSJ K U AMI i: L T *t21i*H* t f* M L e w 0) 1 1 M I 
0 0- 1 6 0 0 AflRiftlCflffiU. TJSiSattfltt. 



5XRHM»K1iKtttfro^:. CtifcAHSgtiS 1 K 

[ 0 0 3 5 ] 
[II 1 







80 t85*RB fiiiI&ttK& BLER(c/s) 


Obr 


500hrs 


lOOOhrs 


2000hrs 




510A 


< 5 


< 5 


< 5 


< 5 




920A 


( 5 


480 


1370 


7450 


£J6W2 


390A 


( 5 


< 5 


( 5 


< 5 




1460A 


( 5 


990 


4530 


7450 



[ 0 0 3 6 ] 

2 0 0-6 0 OAflBHrtKTSZfcCJ:^ 
ttfl)* n fc Aff ft IB»H41S1i € * T * ftEfktttt t « 

[BB0)BIJ|L^im« 



[01] 3tffi««f*W««*tSTHiEia 

1 g*S 

2 tain 

3 ulrum 

4 sss 



inn] 



4 
3 
2 



